delivered by Bruker (TopSpin 2.1 PL6). Elemental analyses for C, H and N were obtained using a COSTECH Instruments EAS32. Satisfactory microanalyses for all new compounds were obtained.
Intermediary imidoyl chlorides were prepared according to reported methods [1] [2] [3] .
Aromatic aldehides, ethyl propiolate, 3-butyn-2-one, 1-phenylpropynone, copper(I) iodide and solvents were purchased from Sigma Aldrich and used further without purification.
General procedure for synthesis of 3,5-disubstituted isoxazoles
To a solution of crude imidoyl chlorides (10 mmol) in 60 mL of 1:1 tert-BuOH:H 2 O were added under stirring a non-symmetrical activated alkyne (10 mmol) and copper(I) iodide (15 mg). Then, KHCO 3 (4.33 g, 43.25 mmol) was added in small portions and the reaction mixture was stirred at room temperature for one hour. The solid was filtered off, washed with water and recrystallized. Hz, H-2').
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C NMR (100.6 MHz, CDCl 3 ) δ (ppm): 27.2 (CH 3 ), 101.6 (CH 2 ), 104.9 (C-4), 106.9 (C-2'), 108.7 (C-5'), 121.4 (C-6'), 121.8 (C-1'), 148.4 (C-3'), 149.6 (C-4'), 162.8 (C-3), 166.9 (C-5), 186.9 (CO). 2 ), 101.6 (CH 2 ), 106.9 (C-2'), 107.2 (C-4), 108.7 (C-5'), 121.4 (C-6'), 121.9 (C-1'), 148.4 (C-3'), 149.6 (C-4'), 156.9 (C-5), 160.8 (C-3), 162.5 (COO). 
